Source of material
Molybdenum hexacarbonyl was suspended in dry acetonitrile and dissolved by heating to 353 Κ (8 h). Upon cooling to 253 Κ a mixture of Mo(CO)6 and Mo(CO)4(NCCH3)2 · CH3CN crystallized. 0.30 g of this mixture were redissolved in 12 mL of acetonitrile. After 20 hours at 253 Κ a first fraction of Mo(CO)6 crystallized. Its filtrate was evaporated to 8 mL and at 243 Κ MO(CO)4(NCCH3)2 • CH3CN was obtained.
Experimental details
The Η atoms of the non-coordinated acetonitrile molecule (N2-C5-C6) were not taken into account. Additionally, the positions of the Η atoms of coordinated acetonitrile (N1-C3-C4) are not reliable.
Discussion
The molecular structure agrees with results by spectroscopic studies [1] . The arrangement of the four carbonyl groups is comparable to that in [Mo(CO)4L]2 [2] . The site symmetry of the MO(CO) 4 (NCCH 3 )2 molecule is 2. The additional acetonitrile molecule is situated on the two-fold rotation axis. Therefore, the methyl group must be disordered. Its Η atoms were not localized. Due to the mutual trans influence, the Mo-C(l) bond is longer than Mo-C(2), which is trans to a weakly bonded acetontrile ligand. 
